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OY P aig 7 . : : 
KoeHercin; Ci, Stedugina, MM. 

~- Refluxing 1g. °4(5)-phenyl-2-mereaptoimidazole in 35 mil. « 
: 11% HCl with 1 g. 2-chlorocyclohexanone 0.5 hr. and neu- ! 
j tralization with NaHCO, gave after decolorization- with C 
! 10-phenyliméidazo[2,1-b)-tetrakydrobenzothiazole, m. 169° (HCI: 

- salt, m. 273-4°), which formed in 97% yield on refluxidg I 
in coned, HCL 1 hr., or by heating 2-amino-4,5,6,7-tetra-~ att 
_bydrobenzothiazole with BzCH,Br in EtOH 3 hrs. -. fae iQ foe 

peace : ___G.M. Kosolapst .» X79, 
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: 5 i—Sulfanity! derivatives of natural.a-amino acldé and ‘thelr ~ oe 
; + aneloga, “Yuan Chen-eand M,N. Shchukina (s. Ordzhont 3: ce” 
i : 2) fidze Al-Union -Chem. Pharm, Research inst., Moscow). § > 
. ee hur, Obshehel Khim, 26; 2872-82(1956).—"The following .. 
“Ay derivs. of amino acids were found to be relatively weakly: ' 


{ antibacterially active at best. To 11.25 g.. HyNCH;COylI. : 
t in 20 m}. 40% NaOH and 60 mi. H,O was added 37.6 g. f-_ 


ent eee Deere i: 
esate mene eee TE 


;  SeOONETCAHSO;CI with addn, of NaOH to maintain the 
| aiky, of the mixt. over 3 lirs,; after clarification with C and 

‘ —-, neldification’ there wns obtained pALeO,CNH CIN SOr 
\ 

\ 

\ 

\ 


NHCH;: COs, 1m. 109-70? “CUrom 60% Ett). Heating 
, 8.15 g. Dirp-AfeO, CNH CoH SUsN ICH Me COU with 8 ml. ; = Ae 
 poned. H:SO, aud 40 ml. EtOH 4 hrs, at BO-4° gave 91% Et ; 
oer. mm. i44-4.5°. Heating 2.58.2. p-HyNCsHSO)NHCHy | 
CO,Et with 1.25 mi. 80% NzHi.11j0 in 26 mil. abs. EtOH 4 ag 
; hrs, gave on evapn. 72% p-HaNG Hd SO;NH CH,CONHNA:g, 
{ , Lm. 160° (from 60% EtOH).. Heating pi-p-AaN CH SOs- ‘ : 
“og NH CH MeCOsff with EtOH in the presence of HCI or H:S0s au 
i gave 85.3% Et ester, m. 110-1 1°, which kept 3 days in Et- ; 


Ly 
4 
i \ * OH-NH, gave 73.5% corresponding amide, m. 170.5-1.5° 
Saree 4 : ; 2 (from HO), which also formed on refluxing the correspond- . ae 
‘ 
4 


og hydrazide (1) with Raney Ni in 95% EtOH. : To 1 g. 1 Soe gt WE ee ES 
: in 20 ml. EtOH was added-at reflux 1 g. vonillinin 10 mi... ya . 
\ a - BtOH, the mixt. kept 2 days at room temp, and heated 4, 1g > = 
eee : , BLOH, the mixt, eng yellow PHANCHSONHCHMe SD 
ods (+ CONHN: CHGHAOMOOH-3,4, m, 172-5°. Treatment of. cee a 
pr-serine in 50% NaOH with p-AcNHC,H,.SO,Cl gave N-{p-° 
acelamidobensenesulfonyl)-pi-serine (1), m. 211-12° (from 
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Cr EN-E , YUN » SC #4 GRIN» AEM 
“50% EtOH), which heated with.15% HC, cvapd. and 
neutralized with NaOAc gave 83.5% N-p-acclamidobensene- 
t. : sulfonyL-pi-serine, m. 212-2.6° (from 60% EtOH), which 
i ; with EtOH-HCI gave the Ef esier, m.-88-7° (HCl salt, mo 
: ; 176-81°), II (10 g.} and-1.9 g. KOH in-90 ml; H,O were 
: treated rapidly with 6.05 g. AgNO, in-50 ml. H,0 yielding 
: 87.8% Ag salt, which after drying was susperided in Cally 
i - and treated 4.6 hrs. with ‘Mel jn the dark yielding, after 
refluxing 3 hrs, 70% Wl Me: ester, m. 164-5°, - which 
heated gradually with excess SOCI, to 65° gave 74% pe 
* AcNHGHSO;NHCH( CHCl) CO,Me, m. 130-6°, which . 
A treated with EtOCS,K overnight, acliified with HCI, the 
resulting “xanthate deriv. (1.62 g.) taken’ up in EtOH,. 
~ treated with 25% NUH,OIL, allawed to stand 3 days, acidified 
with HCI, event, heated with 15% HCl until dissolved, - 
-then-treated with 7.5 g. Zn 0.5 hr., evapd., and neutralized 
~with NaOAc. gave 53% N-p-occtamidodensenesulfonyl-pi~-. 
.. Cysteine, decomp. -188-02° (from -H.O: with addn,. of Nar - 
 §:0.); the same formed from: br-cysteine and p-ACNHGHe. _ 
SO,CI in 10% NaOH after the above treatment.” Substitu-: 
tion of EtSNa for.EtOCS,K in the above synthesis gave 
88.2% N-p-antinobenzenesulfonyl-S-ethyl-pt-cysteine HCI. 
salt, m. 159-62°, when the initially formed Intermediate was 
refluxed with 15% HCl; the same formed from the above 
‘cysteine deriv. on treatment with EtI in aq. alc. NaOH. 
~The use.of BuSNa gave N-p-aminobenzencsulfonyl-S-butyl-- 
. Di-eysteine HCI salt, m. 148-62°.-: To 125 mi. NH; was 
added 2.5 g. v-cysteine followed by 0.96 g- Na and after de- 
| colorization of the blue soln, it was treated with 7.6.2. Etl © 
{ and ‘stirred 3: hrs. . ‘After evapn. of NH,,. stirring with 
- H,O 2 -hrs., addn.. of alkali to phenolphthalein endpoint, 
extn. of EtI with Et,O and treatment of the aq. soln. by p- -.- 
' ACNHC,H,SO,CI (1), it gave 38.9% N-p-acetamidobencene- we 
_Sulfonyl-S-cthyl-t-cysteine, m. 180-2° (from 60% EtOH), 


¥ 
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é 
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we tue ae He BERLE, I 
“fila "Ber oth “heate yt with 15% HCI gave the p 
<gmina: analog. 5 52-3°, [aie 712.8°. Ti and ni-glu 
amic acid aOH gave, ‘after hydrolysis of the Ac 
group: with: 1B HCI, 60.5% N-p-aminobensenesulfonyt-Di- 
ghitamis agid,-m.:175-5.6°, To 18.05 g. 2-bromohexanoio 
acid in 45-ml, ‘EtOH was added 21.1 &. b-HiNGHSONDEK- foe 
and: heated 8 hra..on‘a. steam bath. yielding after sepn. of _ 
SE KBr; extn. with 10% Na:CO;, and acidification with AcOH... 
789% N-p-aminobensenesulfan, J-pi-norleucine, m: 164°; Cl 
: 98°, Reaction of TE with ‘-aminohexanoic acid 
NaOH ‘gave 72% -N- N-p-acelamidobensenestlfonyl-e- ; 
es this gave t e p-amine analog. 1345; 
~ Similarly “sat eee 
™m. £0 


nH, in 2c4-9°, He fe a 
ACNH ICHSO,NH CH(CE 
mino anaes m.; 


cafiny its pamini 
e latter m: 145-7°, 


"good stirring over 46 min.,.. 

of the ecvergried by extn.” 
C1 10 hrs. gave on 
1. from a little hi 


0 _ 8.8 g.b oicleucne HC Cl, “hie with NgHCOr ga 
o 3 "5% Deeteieee m. 288-70 ‘GQ; Mi Koso! lapoft 


ar 
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Byathesla.-of -(N-2echlacophenothlany propionic ‘sd 
its derivatives and derivatives of f-V-phenotmazy propionic 
wo kL laeids NANG Savitebeyay Vai Si Csizin. and MES, s 
Cb stot Bina (So Ordzhonikidee MET ink Phe 
ets Mosca). Zhar, Obskchet Khim, .26,,200U-a leo) 8 
nna Heating iv.dg. d-chicrodiphenylaumine, 3.8 g. S,. and 0.2 gay | 
i “Yodine 1.3 hrs. at. 160-50", until FS evolt: ‘on stopped gay : 
“G0.58) 9-chlorophenothiacine, m.-100-200.22. (front Merb}. ™ 2: 
This (10 ¢.} and 30 ml. CHy:CHCN and 0.1 ge hydroquinone - 
treated at room temp. with 2ont. PhNMe,OFL sotn. (from = 
0.76 g. toluenesuifonate salt) and: heated 1,8’brs.‘at.80?, -: 
gave Sif5 B-(N-2-chleraphenoihiazyl) propionitrile (yy. m. 
188-0? (from AcOH), which heated in’ sealed ampul ‘avith: 
cancd.. H,SO,EtOH 6 hrs, at 180409, then refluaed' with -: 
"269% KO 6 brs. and-acliified, gave 87%, :p-(N-2-chlara- * 
“phenothiazyli propionic.acid (Tl), m. 156,5-58° (front MeOH) ;, 
“f- 4f the treatment with KOF is omitted-there is‘ formed the 

:. Be ester. (WD); beg 205-9°, mi. 645-68" Groni petr..ether). 

4 Hydrogenation of I. ever’ Raney Ni-in: EtOH. under:10. 
-atm.. NE at. 100-107 ‘aml 90-.atm. Hi gave N-(d-eniino- 
prapyl)-2-chlorophenothiasine; HCL salt, .m. 933-5*- (frem 

. dry EtOH). “M1 and satd. Ni in cdry EtOH gave 7” 
cin, 24 hrs. f-(N-2-chlorophenothiazyl propiouamide;; mi.” : 


oh 


fd 
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|) 143.5-5.5° (lrom (yl); “sb siitatly LY anil G5 BTL ILO: 
tin EtOH heated 83 firs on steam bath gavethecorresponding i ~-. 
. : Aydraside, 182 3.8" (trou MeOH); puscetamsidebensyli- - 
3 dente deriv., m. _ sand PCl in C.Hs gave the crude .. 
aoe ; ‘acyl chloride-which was freed of sdivent and POCL:by mild ¢ 
eating in recvoand washiag. with C.He, and this solid chlo-”. 
ad Gas eal : ride was refluxed with HOCH.CH,CI {¥ hrs. yielding 70% H.-. 
ee - . 2-chlorvethyt ester, Tm. 83=4° {front EtOAc), which heated - 
vee : . with Mo:NNH; 6 3.5 hea, at: 100° in aimpul gave 46% I,4-d7- 
. *  ethyless (2! (B-N-2-chlorophenathiasyl)p opionyloxyethyll hy" 
fag drazoninin chloride, m1, 13t-S “8? (frou EtOAc-EtOH)..- -Heat- 
A) ing A-N-phenothiazyl propic: nic acid with MeOH in the pres: . 
ut " s “enee of HASO, 6 tins. gave its Me estér,'83%, m: 64.5-5.5%, bi - 
BiO-149; Et-ester, prep, similarly to .ahove. from. ‘the : 
“eorres: pondia nitric In 34% yield, mm. 03.5°,- beg -195~"' 
2027, 7 2 acid treateti with PCh as above;, followed. 
a Ns, “dave A-N-phenathiazylj opionamide, -1t. 125A + 
%) (icott.aq. EtOH). The Et estes: a !NaHy BO ices 
: Naor 23.hys.. gave. the Aydraside, gecsenp. 8-9°,-whoses: =~ 

¥ p-acelainidabensylidene derio.,-m. 192-8°,: and t-hydrazy-3= ae 
methoxybenaylidene’ deriv., 1m. 300.5-202° (from “AcOH). 

‘Treatment: of the acyl: chloride, - prepd as above, - with 

Me:NCH,CHLOH in Cite: gave. B-N-phenothiasyl, Here, opens 

galt, © { 


of ; . acid dimethylaminoethy? ester, 669, B-- 214-16"; : 
cae : om. 141.5+2,6% (from PhCH. Similarly. the: acyl: ‘chioride | 


and CICH,CH,OH ‘gave the 2-chloroethyl. ester, m=:75-6%. 
which with MoNNH,y kept 2 days at. room. temp,.aud 3- 
.. days at 0% gave I, L-dinethyl-1-[2!- ~(8-M phenoihiaay) tops 
ea on ‘yloxyethy!\kydrazonine chloride, ma, 174.5-5.5° {from a 

: OuL. Se eed ja shea = : 


Sat ers yaks 


TS? 
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Des hem, F + ReSEq : Moscow}. Py men 
I 92507 727° “Khim. 7 ao a Wauy, cl. CsA. 51, 5050),— aie 
On ‘the basis ‘of structttes o intersaciliates described below, 
“the mechaulsm for closure gt imidazo(2,1-5]thiazole rings : 
appcars fo proceed by: formsiion of “‘2-oxoulkylimidazoty! —° . 
sulfides, which eyclize at thé curbonyt group and the NH 
" gvaup of the intidazole porti Mm, yielding 3-hydroxyimidaza- 
| 42,18] thiazetines, which thet -iuse. H.O yielding-the final - 
product. The structures of fae products described below 
are coulicnicd by tnfras sypetra which are reproduced.) ~ 
To 3.3 g. Na dissolved iv Sa uk abs. EtOH was atdad 10g. 
4(5)-pheuyl-2-merceptoiniguzde (Dy followed by 14.3 Boe 
BrCH;CH(OEt);, and the tnigt, refluxed 12 hrs..$ Bltered : 
from NaBr, washed: with-H,O and evard. ‘vielding 93.295 2 
- 4(3)-phenstimidesol-2-yhivercaptoacetaldchyde di-Et acetal, a 
viscons otf, whose picrale, Me BG-7°; the analogous di-dfe 
acetal, ancail, Was prend, sii rly. The di-Et acetal (U5 - 
(8.9 g.) was retuxed 1.3 hrs. wh 20 mi. POCH, freed of ex- 
cess POCH fnrucnu, treated with HO sud neutralized with 4: 
NaHCoi; and extd.-with CHC yielding 73.14; S-claoxy-G- 
bhenylimidazo[2, 1-1 dines Hie W225 (from EtOH) (pice 
rafe, (ecump, 197-8"); -sisnilarl§ the di-Ale acctal gave the 
d-methoxy analog, an oil, whose JIG salt, deountp. FIT -27) and = 
ae ee 
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‘on treatment with Nak{CO, gave the pure free bese, m. a * 
a 2.5°;: picrate, decomp: 172-3°. “Refusing 8.7 g- EtOCHBr-- 
. CHgBr in. 70 mt. H.0 until a soln: formed, followed by addn. 
of 6,6 g: Land refluxing: hr, neutsalization ith NaHCOs =. 
and filtration gave 8 wy 3 hydroin 6 phenglinigecel?epo ee 
-axolins; deconip. 160-L° (HCI sal, decomp. 163-5°; pigrale, =>", 
“decomp: 145-6°, forms & dihydrate. - The.same components: 
- yénet similarly: in: refluxing CoH. the seme product also 
2+ formed in 86% yield on refluxing 1 with 38% HC! 1.3 brs, . 
*or on standing | day. in ale. HCL. “Refluxing 6-g.'4(B)-P- 
i nitrophenyl-2-mercaptolmidazols. with 6.3 g.. EtOCHBr- SEF ie 
CH,Br ja H:G ¥ hrs. gave after neritralization 20.5% s- - - Pen ths 
: hydroxy-@-p-nitrophenylinidazo[®, 1-b|shiasoline (Ua), de 
4 comp. 203-4° (from MeCO), Refluxing 2 gy. 2-amino- = 
; actt -. 2 thiazole with 3.97 g. BzCHBr iv 46 ml, EtOH 1:5 hrs., 
ae Bee ee gah 1 evapg. and. treating with EO gave 00.9% G-phenyhiint- 
ta -) - dgsa[,d-blthtarote BBr salt, ma. 114-16”, which with NaHCO, 
ae es gave the free luse (iif), m. 146-6.5°(fram aq. EtOH); 
: +HCE salt, m. 153-4"; sulfate, 1. 210-11° (monohydrate, 
pe? . "fqn ELOH); Picrate, m. 223-0.6°. Ui (1.4 8.) in 6.5 mi. 
: 95% HSO.. heated. to 50° over.0.5 br., theo poured into ><: 
712-16 ml. H,0 and heated n'a steam bath Thr., neutralized 9 0 ache 
with NaHCO,, ad estd. with CHCl yielded the above :2. 05 - ae rene 
© product; isolated as pirate, M, 293°; in 0.15-g. yield. : | eee eye de 
formed in 74.1% yield on heating I 3. B-hydroxy-@-phenyl- OL asta ae a ae 
imidazo(2, 1-b}thiazoline with 6 inl, 95% H:SQ, 7-20 nuns = * ea . 73 
at 30° and keeping several brs. nt room temp.; the yield ee eo ee 
was 67.8% if POCI: was substituted far HSO, and the mixt, thls Sgn. hats eats 
refluxed 10 min. Sintilariy, up to 98% yields were obtained 
on heating the 3-McO or 2.EtG derivs. of phen ylimidazo- 
: _- thinzoline with 95% H.SO, xs above. Ile (3 g.) refluxed 2 
fie ee . : obrs. with 60 mi POCK gave after aq. treatment and addn. 
eae ery SAT Mra err ees se eT, Beas Sa 8 
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product in 77% 70 di ralog in 


id (in this Leer 
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=p Lary y}yarere rptounlaale, : 
Ibid. 201 DAv-Rethuxivg 1.2 6 g, 4()- ra posta ae 
mercaptonnidazole with G int, Ac &o h-7 min. © cooling, an 
“filtering gave 1- 81 g. baccdylS-{ “phensgl-2-acelanyner apo; 
atti éinidazale, 10. 168-97, with total yield ot 20% being obtained 
:. after conen. of the mothes liquors. Similarly, from: corre- 
sponding imidazoles were ‘prepd._ the following -J-ceely Be. 
f phenyllor ponitroph }-3- iproxoilkyi(aryi meres Proessdes ae 
oles: 5- heuyl- DA aii ~z-ax apres pyth, SY Tas m, L52--#F 
- 5-pheny 2acetophenonyl, Ot. 8%6., um 171-1. §-phenyl-2- 
(nn-nilroacetophenony!), me. int-2 : S-phenyl-2-2 2-cyclahex- 
anonyl), 73. 1. im, 156-7°; Sip- obhunyleg-acetanyt, 
~ 95.7%, m. 182-3 “Heating 0.7 g. Hb yen yenyl-2-pruitro- 
. oe nsenpotaazo with £5 atl Acs B 10 inin. at, 
100°, removing ‘AcsO in cectio, and cooling gave 73% L-acelyt- 
* Sephenyl-2 =D -nilrophenylncriv ple visuidassle, iit. 1B0-7° (frons 
- EtOH); if the renction mixt. ist xed, the same product ” 
1 forms along with g-p-nitrobenz nclhyeS- -phenylim idazo- 
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 [2,1-b] thiazole, m. “aoe isblated -by -tfea Ce ZC a; : 
liquors with alc. HCI,.- Refluxing 0.3: 1-acetyl-5-pheiy!-2-: 

-!  aeetonylmercaptoimidazole. with 0.8 g.. NaOAc and4.5 ml. 
. = AQO 0.5 hr. gave 98.6% 2acetyl-5S-phenyliniidazo[2,1-5]- 
’ > phiasele, m. 150-12. (from- EtOH). * S.milarly was-prepd. ° 
$-methylinsidazol 2, L-b)thiazalyl-2-benzoyl analog, m_ 227-8°, ° : 
and . 2acetyl-d-methylimidazo{2,1-b)ihiazolyl-5-p-nitrophenyl 
analog, m. 186-7°, as well. as:2-m- nitrobensoyl=3-methyl- 

4 5- phenylimidazol2,1 -b}thiazole, m.: 144-5°, ‘and its 2--~ 
nilrobenzoyl analog, m. - 190°... Refluxing . 5g. ACE)- = 
phenyl - 2 - mercaptoiinidazole in’ 75-ml. EtOH with. 3.85, 

_ g. d-chloro-2,4-pentanedione 15 inin:, followed by.evapz.. 
_in | vacuo, gave 09.2% 4(5)-phenyl-2-(eracetoacelonyp)- 

_  mercaptoimidazole, m, 136-6° (HE salt. (3), decomp. 148- 
- §1°)..-To 0.56. g.-Na in:76. ml. EtOH was add 5.4 Be 

_ 4(8)-p-nitrophenyl-2-mereaptoimidazole - and © -3.4_ det 
aa es ade 
9196: 4(5)-p-ndtrophenyl-2-(a- acelylac merceploymidar- 
ofe (11), m. 144-54 (from EtOAc). 2 (2 g.) refluxed 1 hr. ds 

10 ml. BUOH gave ‘on cooling 74.5% Pacelsis-melhyl 

- . dees phenylimidaro|2,1-5)thiasole, m; 203-8,5°, isolated'as HCH: 
sali, m. 232-4°, Refluxing 2.7 g. Win 40 mil. POCH 0.5 hr., ~ 


REET roe re 
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wise 


 Kookerg rg In, PRS! gh ae ih. naff ‘ 
followed a Beis of FOCK jn pacuvo and treatment with. ~ 

. aq. NaHCO, gave S8% 2-acztyl-3-urecthy-G-p- nilrophenylime 

ae: fdazo|2, Ld} hiucele, m.-28i- 1.4° (irom AcOH}; this formed * 
in 67% yieid from f-tethyl-5- eacetyk2 2-aininathiazole and. ; 
BrCH,COC,H NOre after -reiluxing 2 hrs. i EtOH, and tc :° 

> Lhe. with AcOH aftec-retn aval of KOH. 6G MAR. 
; ey F Ke of thiobiurets’ to substituted: 1.2,4-thladis, 

zo} FR. Kurzer (R8Yo ree Hosp. Schools 

ee. & Ind. (London) 1956, 1482 —-Dealkylation of Pie 
- -NHCSNHC(OR):NH (1) gave PhNHCSNHCONH; (),” 
: ~ m, 159-60°; dehydrogeriation of I or H with Bror H,O;gave |. 

: “good yields. of S.N:C(OR).N:CNHPh (i). R sad mw. Pe 

eee 


were given for % Be Hae Et, 98-9°. - For I: para 
__158-9°; Et, 167-8°; 212-18". wl 


an 


ew 


: Ss sees RES aT 
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While basic treatment 


08/23/2000 


ie BAT RSE eRe 


Dees 


110, 


actlons probably proceeding through Intermediates of an an-" 
thranil type, the p-isomer must form -slntilar paluaiet: 
5 


f 
Inte-mediates. Xia NaOH with S ahould yield o- 


CHO. The reaction yields 14% of this aldehyde and sonie 
o-McC,H.NH;. ‘If the soln. of S in NaOH is added to the 


‘ix. only alter I hed been refluxed ‘with 20% oq. alc. 


‘NaOH for several hrs., there is obtained 15% 2-in 


benzyl alc. Anthranil 


| 
with S and NaOH gave cruvnllie. 
acid and oHyNCdH,CHO; . phenyl-N-phenyinitrone: gave _ 


PhCH: NPh, while p-nitroplienyl-N-p-tolylnitrone gave 
.p-MeCsH. NH: and an auhydropolymer of $-H:NCsH.CHO. 


The red substauce formed from p-MeC,H,NO, and. NaOH .° 


is chemically inert to acids, bases, and oxidation-reduction_ 
reagents; its spectrum (infrared) does not have the bands 


typical of N—O group of nitrones (butyl-N-methylnitrone 
nnd N-oxides of pyridine and MeN show intense bands at: 
d 920-950. cm.-3); hence the groups - — 
which connect the polymer links are not nitrone groups but ° 
This Is confirmed by the fact that: >” 


1185-1250 cm.~! ani 


. probably amide links, 
‘ pnitrophenyl-NV-p-tcly! 


Initrone treated with aq. alc. NaOH 


gave a very inert, polymer, which with piperidine gave 


paltrobene Pe. which indicates that the initially . 


ormed nitrone undergoes under the action of alkali, a re- 
arrangement of the Beckmann type, forming a p-linked 


‘polyamide. I with Na’ 


OH may be represented by formation 


of unstable lactam from the initially formed anthranil; 
the latter gives rise to a variety of products depending on the 


subsequent treatment. 


G. M. Kosolapoff : 
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vVeG- Ermolalva, 
ror. 2, BOS 1987 ). 


isonteotin ee 
ctinoyl a new! :-- 
besides: the ayer paleo ta os 
‘ae eee C1. neh te 
INO, Oy reacted. with unl to to’ git parE and its: 2 | 
mi; 286-2°. mal vith PLCHO 
197-200°) 


288-08 2 f Beseowliz= 
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d Oth 
122 Synthesis of Aminazine an 
° Synthesis ©. 


i e @ Z y 
oe a yu. S. Tsizin, All-Union 
Dee 5 stitute imeni 


. M. 

, nd Its Analogues,” by Re 
"on the Synthes+s 
‘ ; avitskaye » a 
ghchukine, N. V- opharmaceutica paOn sssR, Vol 1, 


—Scienvifi esearch crnemic iceaaee 
eee nara kidees Meditsinskaya Promyshien ’ 
De Be 


No 3, Mar 57> PP 20-2) 


¢D5 
P ‘cele describes & method of eros ee sponatniasine 
This articl ainezine, diprozine, and ml tee seer 
Genivativess, have beet sage possess vmeedatives; affect the 
ee a they act as spasmolytics 
properties, 4+€7 


aminazine and its ane 


APPROVED FOR RELEASE: 08/23/2000 CIA-RDP86-00513R001548920018-3" 


"APPROVED FOR RELEASE: 08 


ties Padres nari iyeerniss Meera pure tere epi Be : 


/23/2000 CIA-RDP86-00513R001548920018-3 


ARISES Ee RSS RATA CS Tag 


central nervous system, and are used as therapeutic agents in nervous 
diseases and in the practice of psychiatry. Aminazine is the only one 

of the group of phenothiazine derivatives in which there is substitution 
in the nucleus. In all other cases, only the nitrogen is replaced by N- 
alkylaminoalkyl radicals. They are easily synthesized by the heating of 
phenothiazine with haloidoalkyl-aminoalkyl compounds and alkaline reagents. 
The best results are obtained when condensation is carried out with sodium 
hydroxide, with the water and immiscible solvents -- benzene and toluol -- 
being continuously drained off, a method developed at the experimental 
Plant of the All-Union Scientific-Research Chemicopharmaceutical Institute 
by L. I. Morozovskaya and M. A. Vorobtyev. N-dialkylaminoalkylphenothia- 
zines are obtained having the following structural formulas: 
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chi, -CH “N(CH 3)0 H-CH 27M CoH) 5 
HCL HCl 
Etizine (anergan) Dinezine (diparkol) 
/ Jr. /S 
5 j 
S 2 \e NIL 
-CH-CH 
CH Se | 3 
N(CH), CoH F 
ficl 
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Diprozine (fenergan) Parfezine (parsidol) 
Be i P.. 
_a \" 
- io | Hy 
; cl 
Vv “f lA /¢ 
CH, -CH-CHN(CH5), 
CH,“ CH3) 5 a 
HCI Aminazine (largactile, 
Chlorpromazine ) 
Promazine 
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Other ways of compounding the dialky 
thiazine by a method 


&8n active unsaturated 
described. (1) 


1 radical with pheno- 
of condensing phenothiazine with substances having 


system or with substances with an oxide radical are 
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GORTINSKAYA, T.V.; SAVITSKAYA, N.V.; SAMOLOVOVA, V.G.; TSIZIN, Yu.S.; 


Obtaining dimethylaminopropanol from ethylene cyanohydrin. Med, 
prom. 11 no.4:23-25 Ap '57. (MIRA 10:6) 


1, Vsesoyuznyy nauchno~issledovatel'skiy khimiko-farmatsevticheskiy 
institut imeni S,Ordzhonikidza, 
(PROPAN OL) (HYDRACRYLONITRILE ) 
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SHCHUKINA, M.Nez GOLOMBIK, &.S. [deceased] 
Producing phenylacetamide, Med.prom, 11 no.7:42=44 J1 '57, (MLRA 10:8) 


1, Veesoyuznyy nauchno~issledovatel'skiy khimiko-f 
~farmat 
institut imeni S.Ordzhonikidze if sevticheskiy 
(aCBTANILIDE) 


ee ee a NET ae 2 oe SUR SET ISS 
AGM VAR aL NT FEE EERIE ORC RL Ae a 
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YASHUNSKIY, V.G.; PAVLOV, L.N,; YERMOLAYEVA, V.G.; SHCHUKINA,. edd... 


By-product of the condensation of isonicotinic acid and hydrazine 
hydrate. Med.sorom, 11 no.12:38-40 D '57, (MIRA 11:2) 


1. Vsesoyuznyy nauchno-issledovatel'skiy khimiko-farmatsevtiche- 
skiy institut imeni S.Ordzhonikidze. 


(ISONICOTINIC ACID) (HYDRAZINE) (TRIAZOI) 


SEEM Stee Naan nears es waste 
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SHUKINA, M.N. (Moskva); YUAN' CHEN-YE [Yuan Cheng-i] (Shankhay). 


Mercapto acids and mercaptocarboxylic acids, Usp, .khin, 26 no.5: 
608-624 My '57. (MLBA 10:6) 
(Mercapto compounds) 


APPROVED FOR RELEASE: 08/23/2000 CIA-RDP86-00513R001548920018-3" 


"APPROVED FOR insite 08/23/ ee CIA-RDP86-00513R001548920018-3 


Sas RR GE Siete SESS Ses Sate LESS SORTA 
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mie: slogs of igsine as a ae aT vt 
. de Synthesis of raf erereioceamngeaatleacid bod is Oe 
flied and 1 sulfatily, ecivatives en-B Yuan and 

ina 1S: ¢ : 


5S 
: ~ Taste, Moscow}. Fhure Cbshchet. Kites, ee 
BER UOST) ie ating Tf #. EtG,C(CH CH, 66 x. 
CS(NH}s, and 315 inl: 4855 HBr” 30 bra. ona steanr bath,-_ 
: follows ed by adda, of Gt ml. 20% NaGH with cooking and... 
shed ’ .refluxing. under N 3 hrs.; heating 1 hr. at 126% In an N* Se ; : 
- + > Stream, cooling, acidifying and extg. with ERG gave 3.1 g, ; ES Ae sen ere te 
at gf es SRS ete CH)sSH ()y boa 112-16°, andiis. disupide, 0.8: feo 0 eo 
ae : ae - bes 163-70", m.. 8O-2°. Heating 16.6.¢. KSH. i 200 mis: pe ESS 
Pha ok BROR with 93.45 g. EtQ.C(CH,)Br- 2 brs. gave O4:8%, ; 4 
mide ees , EG, C(CH,):SH, bay B4-5°, 139 1.4568, dy 0.0895;. Po say, i: 
yellow solid. ‘The ester formed from the acid and EtOW-EC1 2 f; 
‘in 68% yield, ° The ester (14.08 g.} heated with Lat g, Ne” 
In 60 ‘mi. EtOH and 13.75 g, Ett Lr. at 60-70", they ree * 
“fluxed 3 hos, gave after filtration, conen., treatment with 
Na,CO; and exin..with Ei,2,.14.9'g. crude or:11.8 g- pure~ | 
ESCH COED (WH), bos 330-42, by al 150%" #9140820, !- 
thy 0.9673; similarly was’ prepa. 7099 . S-bensy} analog : 
(ID, boa 172- 8°, 11,6233, 1.0252, which:losea the PRCH 
group in quid. ‘NA, under action of Me “yi ding. 1 Fi | ae 
(3,5 g.} with 2 2.9 ge 87.8% HO he 2h 20H in 3 dayas 
gave 66.8 Se ESO CH COFt, bas 10°; ; 
Was prepd. he S-benzyl anato2, m. 
-0.346 g. Na and 15 mi. dry BtOH wastres 
H.O and refluxed 13 hrs. ylelding on ¢ 
* S(CHa)sCONa, doa net nt, 300° the 
dency! analoy, was preyed. sinilasty. Oi ¢ 
. unstated anit. ot Kens Et added: to Etoz Ei 
HtOH and 1.15 g, Na, heated at 20-GO°/100 ane of fae. 
. dild. with, £G, acid a with Tfy 8913 amd extd. with EQ, 
gave 35% hitirae iC HCO fs, See Bea BOO; 


if 


ura : 
ae ape 


USSR PRC SESE SI Pg PE SLU TN I BB EE SP SOE T BEE AS 
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-this pa With t Eton sated. with 
amide, ee Ewe 


th:2.5 g: Buono 
g gave after tvapa.,'diln 


“With HO, and exin 
abt (8.02 & Jia t ml. 
slowit wii i activated : 
hrs. aod: “cored, gave 72% 


(COME: INF.A6, m. 125-7° (from EtOH-Bt0), which he 
t 1007 his, with 12 io HCI, washed wid Et.O, e 
yeral ae tO remy ucts ean ae with 
“treated in aq. soln. wit 


{CHM CHON COE 
OF is (1 £5 wit 


“0.203 ge : @. at wl Alea then AHR 
“with HO, ag 3 vel, ext. with En0, the OR, 
“Taye Svan. ard pais So gave on cvapn.o 
ferteG ( OMT; LEE sof) 


‘arity deri oH 
ic Ate "CG HS(c fy} 
“a6 salt: WD, decomp, EUS 
re ye with Ne in Hui 8 
b BuS(CH CH ; 
This. with: pAe 
f by heating Wits t 


70; + 
oe Ho); ae Same ai 
eve With Wa under NY in age ates h 
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EDTA EES Sater eg 


2Ac c A UV Ke ‘a a, “ 


; . aiatoas oft jysiag and some of thai derivatives... 
HL. Synthesis dae : 
Ory 


q e-* bf 
Heating 1. B g. "KSH and 3,14: g.- BeNHCHACH)CH- i wo: 
‘BrCO,H in EtOH 1 br. gave a ppt. which after extn. with | oO paps 
-EtOH and concn, of the ext. gave an oll which after repptn. : 
‘from Na,CO; wit with HC! gave BsNH{( CH;),CH(SH)CO.H, m. | mm. 
7 1§2~ = (50% Bt EtOH); hydrolysis with 20% HC} 38 brs. cand. : 
treatment fis the crude product with Ph(OAc), gave a cryst. 2 
Pb mercaptide whichi decompd. with H;S yielded 41.5% 
- HAN(CH,).CH(SH)COF. HCI (1) after: evapn. from aq. - 
“HCL. the pure salt, decoinp, 122-4.5° ELOH-Et,O}, 
- This treated with dry HC! in abs: EtOH 2 days gave the Et: 
. Vester, by. 182--4°, which is sol. in aq. NaOH, but the solns.: . 
. slowly ppt. the disulfide oxidation product.’ Tin EtOH-2N 
Fs NaOH treated with Bul in N at room temp. 15 hrs. gave - 
ie “82. 3% HN(CH),CH(SBu)COH, isolated as -HCl salt 
ae @), “n, 228-30". Heating p- ACNHC,H.SO;NH(CHi)e 
H,COH in CHCh with SOCI, 0.5 hr., followed by treat- 
_ment with Br in CHCl, at 50°, and finally. at 00° 1.5 hrs. 
_ gave, after ice treatment, an unstated yield of pACNH CGH 
. “SO:NH( CH:); CHBrCO:F, decomp. 125-8° (aq. EtOH), 
This with alc. KSH, as above, gave the expected mercapto 
“deriv., which in crude state was refltixed J hr. with 15% 
‘HCI, yielding 50.590 © p-fN Cell.SO,NH( CH), CH(SH) { 
-CO:H.HCi (Ij, decomp. '182-7°; . this also formed in: a 
- 7.8% yield on treatment of 1.2 g. 1 with 0.2 ¢. Na hydrosul- 
* fite and 1.4. p-AcNHC.H,SOCI. 


The latter reacted with 
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set : Prey foam oes wri gp oD : 

a ss J LAN, C AE N-£ SSA SARNT RA, PY NO. 

TL in N NaOH to yiold after hydrolysis with HCI 78.5% p-” oo i ; 
i HN GH SONH( HCH OSBH)COSH ECL, my ATR 25° 

10% HCt), which also formed from Hl and’ Bul in-¥ 

'aOH in EtOH, the yield being 46.2%. - Refluxing 15.3 g. 
-KSH with 16 g. Br(CH,),CHBrCO,Et in EtOH 18 brs. gave 
, 25% HS CH:),CH(SH)COzEt, (IV) bys 100-2°, dis 0.9885, 


n¥f 1.4452, and 41.7% 5.S.(CHs)s. CHCOzEL, bay 187.5-9°. 
* Refluxing IV with EtI in EtOH 12 hrs. gave £t$(CH;),CH-' oY, 
_ -(SEL)COEL, 81.1%, by.s 134-6, dis 0.9089, n39-1.4753. - 2. 
Oia og, G.M. Kosolapoff | . 
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-f 
Ske) \ A WAR ANN A Saad ea hed ghd Sn Seka ae 


RS MEE: 


Ee es ESS tc Seg SERIES SES og te CO Se oe EE Sa 


v7 Syilhede ot ares 
Lami dreendeciacie goa | 


d ation es BA. 8 g- Me TDaislaceonte 1 in 
!CHChL. with Bz0,H overnight at 0° gave 67.9% Me 10,l-; - 
: eee axyundecanoate (1), bes er Sage _ Similarly, I-bensoyl-I- : 
ene | gare 78.7% corsesporating anise mm. 37°, Dis 228-319, : 
Et,O-HCl in 2 hrs. gave dechlore thgdrenyt0- 
: een wm 6r4e:. - Similarly, I eave 100% Me 1-|- 
" chlora-10-kydrozyundecancate, by: 200-2°; m. ae whose! 
is acid in 1 day in 25% ee On gave o 20% Ll-amino-l0- 
hydroxyu note acid, m. 1 ‘Ct salt, m. 127-8°; . 
Bend au mr. 119-21°, eee a hecuork tcdcpens oxide, 
% NH,OH in an.ampul 8 hrs. at 150° | gave a little ‘ Sear ae ae 
Fe bce yt be roxydecyainine, m. 116-18°. . Heating eo: soe 
1-chloro-3-hydroxy-10-benzoyldecane - with 33% -NHOH: anc a 
y 5 as above gave a low-yield of the above secondary amine; but: 
simila¢ seaction with 18% alc. MeNHs gaye a little L-melhyl-- : 


“atnino-3-hydroxy-10-benzoyldecane, i. 78-80.5°. 1. .. Syn-t ; 

thesis of il-amino-10-mercaptoundecanole id and related; 

compounds. bid. 1274-6.—Heating 1 -amino-10-hy-} 
droxyundecanoic acid HCI salt (10 g.) and 30 ml. soci, | 

finally at .60-60°, gave 86% tlnuituo: [0-chleronnileran avd} 

“chlorite HCl salt, decomp. 117.5-19.5°, which refluxed. in{ 

abs, EtOH 8 hrs: gave 63% Et Il-amino-10-chloroundecano-:. .. 3 
ate HCI salt, m. 133-5° (EtOH). This (2 g.) in. 15 mi. HO! | / Bo 


ey © 


Toe fee SR RECESSES ee SES 
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2 Ko vA, ti, v. thi Sy Ki hited en : 
ae treated with 0.5 x. CS and 2.6 ml, 22% NaOH, veld} 
145% 5 drmeraplosLecariohosyecyvhoine (D, m. 55.5- 

7.5 (ag. EtOH). ~ Similarly was prepd. the B-carbexyoctyl : 
-ianalog, m. 139-41°, which required merely the wse of a? 
larger amt. of 22% NaOH. - I (3 g.) and 60 ml. conced. HC}j.- © 
iin a sealed tube’ hrs. at 150° gave 50% 1 l-amino-10-mer-*. - 

‘ gaploundecanoic acid HC salt, m: 139-42° ‘(Et0H), Sar a 

ting. 2,14. Me Pi A eongpasentin oxide with 1.64 g. HSCHs-, © 


CHsNAs in 4 Op Mere MeDxO{ CHNCH(OH). | 
“CHS CE: CHANHC CH GH OHNC asCOsMe, . . 
- ‘Si voilar reaction using 10-benzoyl-l-decene oxide Has a ‘bal 


eld. of Bs( CH) GHLOM CHA SCH.CHANET CHI CH(O f 
ete oF (OH), = G: tee 4 |, 
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MARKOVA, Yu.V.; KUZ'MINA, K.Ks; SHCHUKINA, M.N. 


ail 
Synthesia of mercapto amino compounds. Part 2: Synthesis of 
ll-amino-10~-mercapto hendecanoic acid and related compounds. 
Zhur.ob.khim. 27 no.5:1274-1276 My '57. (MLRA 10:8) 


1. Vsesoyuznyy nauchno-issledovatel'skiy khiniko-farmatsevticheskiy 
inatitut imeni S, Ordzhonikidze. 
(Hendecanoic acid) (Mercapto compounds) 
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rat: 


SATE eas SaRErBe NESS! : 


Eaicaet : ; , : 
Do MERE] YR, yh ei 


a gguteet ae 
Distr: wei = theiraliteolarals At! 


ae eitenontidadAIEUiioat Chen. Pati “Bei Weesearch 


(BzCHCOEt)s (m. 428-9°) in Et, ‘and “after -2. hrs. at 


a Hy " 
—m. H2-138° (EtOH); teirabensoale, 1m. ~(dloxang).: l 


og -bis(a-hydroxybensyt)-1,+-butancdiol (HD), om: Ana 
are eee ee raaccle, 143-3.5 ae Ly ye ay 
Slow heating of 2.32 g. L with 2 g. KHSOs in roche 


ion | Ac tover Pd-G’™ 
LG ,. Hydro enation of these in ACO ad-C 
Can Oe: mee a eaere Give, reap.» 79%,.8,4-dibensyl 


BF of di-libenzy. 
to IH, in Bt,O gave 18.3% di-dibensyl-1, 
We with tae, ideutieal with: ahovs described Pe wae % 
FLOH-HSO, gave: 70.9% di-Bt ‘ester, im. = ie inert 
‘rete wah ALL are 4 er The al 
fol, m. 87-87; identica' ad. The diol, 
: eae arate, m. 73.5-4.6° (E001). Nitration of tla 


; -. Su <ful nitration of the 2\5!-dipheny!. analog. : 
vita Sala Hoe be accomplished. ‘Thus, Knorr’s (BzCH- 
CO,Eth, m. 128-30°, is the meso 4somer, . white ‘ 
called 7- MBL 


phenyl hexahkydrofural3,4i5',4'|furan, nm. 156.5-7.5° \\ : : 
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Siege derivatives of 4,4’dihy drazinodi phenyl sulfon and a 


——— ethene All-Union: esearch Inst., aes 
"Moscow). Zhur. Obshchet ios oe 1o00=Cos7 ea 
ing 1.4 g. opinnic acid in 50 ml. BtOH with t g. (p-HC1.H:- YE yA j 
NNHCGH,):SO; in 10 ml. H,O gave a ppt. of 2.2 g. {4-! {2,3,- ,» val, : 
4-HO,C(MeO),CHiCH: NNHJGH,J.SO: (I), m. 268-08 ve Bx 
If the reaction is run in H;O there is forined yellow I, m. 

258-60°, which changes to I on heating with ROH or “alc. 

H;SQ,. Hydrogenation of 4-nitrophenyl-2-amiuo-6-thiazolyt : 


mere = 

0; CN OMe| 
_ OMe 

z 


e. 


sulfone in ELOH over Raney Niguve 8795 4-HiN Coll, analog, 
am. 217-19°, Hydrogenation of 4-nitrophenyl-2-acctamido- 
§-thiazoly! sulfone over Raney Niin-H,O0 gave thes--AN CGH, 
analog, in, 208-0°. This (5.4 g.), 42 mi. AcOH, 3b ml. 
cbiied. HCL, and 10.6 mt. H,O diazotized with 1.1 g. NaNO, : 
ut O° and the solu, tréated with 7.85 g. SuCls in 38.5 mi, : 
HCI, aud kept 2 days at room temp. gave 0.3 g: p-faNNE-.- } h, 
GH, analog HCI salt, m. 222°; the filtrate treated with! 
HS aud filtered guve with NH,OH 1.6.g. free base (ITA), tm. 

1 243-6°. The. following Aydrazunes are reparted: ‘from : 
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Gortn sk0%4,, TV; Samonovove,,V-6; Snehu Hiner, M.M. 7 


“and p-HOCG HCHO, m. 238- 


(p-HiNNHGHbSOs (my) 
40°; from IM and AcNHCH.CHO, m..262-5°; from IT 2s 
and 3,4-MeOQ(HO) {;CHO, m. 950-2°; from 4-hydrasino- ) 
henyl-2-acetamido-5-thiasal yh sulfone (1V) and pel NO, : “ 
CHO, m. 931-3°; from TV and 3,4-MeO(HO C,H, CHO, AE: ‘ 
janic ack aes 113 W 


:m. 0°; from IV and opianic acid, m. 263: 

‘shawed some i” vitro activity against human and avian | 

tuberculosis and acid-fast suprophytic sp., Aficrosporon Sp. . d ; 4 E A 
Trychophyton Sp.» ‘Achorion sp., and actinaniyces sp. Some, he : 


activity was found for Hf hydmzone, p-HOCH 
: G, M. Kosgtapolf.. 


eT ere erro ie 
} ETE 
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gia teine, me V54-O" (BUH). 1 eA Aes 
af N-trity hen Ney eee int with 18%: NuOH gave after .~ 7 pee 

owing 1 hr. diphensicysiiné, decomp. 200-6. Air) Ps 
ing” ins oF T 


fasCOs gave. N-bensoyl p-nitropheny?- 7 
i 


i ,m, 158-9°, “Heating-5 g- ; ; 
ee EC ener with 1.4 g. PiSs to 110° 1.5 hrs. gave alter a: 
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7 . 7? SyeHeve, Tye. Vor sone pea 
ONHy, 2.56 g. I, and 1.53" ge diphenyicystine + was added at. - 
—40° 0.9 g.: Na, followed by 3.5 ml. Met and after 2-hrs. : 
‘the mixt. yielded 2.5 g. S-methylphenylcysteine, m. Y53-097 
HCtl salt, m. 165-6°.- Siinifar ‘use of EtBr. gave: S-ethyl- tae es 
‘phenyleysteine-HCl, vw, 168-70°; ‘the Jree-amino acid, mm. : 
163-4°°- Similarly was prepd.- S-butylphenylcysieine, om 
157-9°;. HCE sad, m.155-7°. - Attempts to eee phenyl. ip 
cysteine f froin chlorochinamic “ald and fe te 3; failed, 
: G. M. Keceapl z 
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letter to the editor. 


(litration) (Furan) 
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: 79-1-48/63 
AUJHORS: Yashunsziy, Ve G. , Shchukina, M. N. 
LIPLes Compounds With Complex-Forming Properties (Veshchestva 3s 


xompleksoobrazuyushchey sposobnost'yu) I. Synthesis and 
Structure of "Complexon IV", i.e. 1,2-Diaminocyclohexane- 
-N,U,N',N'-Tetraacetic Acid (I. Sintez i struktura "Komplek- 
gona + _ - 1,2-diaminotsiklogeksan-N,N,N! ,N' »tetrauksusnoy 
kisloty 


PERIODICAL:  Ghurnal Obshchey Khimii, 1958,Vol.28, Nr 1, pp.230-234(USSR) 


ABSTRACT: The methods described in publications (references 4, 5, 6) 
are little applicable to the synthesis of 1,2-diaminocyclo- 
hexane-I,N,N',N'-tetraacetic acid (formula I), because they 
give small yields. The authors worked out a more convenient 
synthesis of this compound by starting from the accessible 
dimethyl-(or diethyl-)~phthalate. They used Wieland’s papers 
(reference 4) according to which this compound is synthesized 
fron the dihydrazide of cyclohexane-dicarboxylic acid-1,2 

Card 1/> (III) according to Curtius. According to the suggested scheme 
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79~1-48/63 
ynthesis and Structure of 
i.e. 1,2-Dianinocyclohexane-N,N,N! H!-Tetraacetic Acid 

the synthesis of "complexon IV" is performed in four stagas 
(the reaction process is given in formulae). The hydrogenation 
of dimethylphthalate takes place over a nickel catalyst be- 
low 50 - 10 atm. at 110 - 140°C without a solvent. On seve~- 
ral hours heating the compound (III) is obtained from the 
hexahydroester with an excess of hydrazine~hydrate. Compound 
(III) is according to Curtius converted to the dichlorohydrate 
of 1,2-diaminocyclohexane (II). The final product (I) then 
results by the influence of monochlorosacetic acid upon the 
dichlorohydrate of diamine in the presence of alkali and in 
2ll aspects corresponds to “complexon - IV" described in 
publications. The authors finally succeeded in provins that 
this "complexon IV" disposes of a trans- and not a cis--trans- 
figuration as several scientists had maintained. There are 

2 tables, and 9 references. 2 of which gre Slavic. 


December 19, 1956 


Library of Congress 


1. Chemistry 2, Cyclic compounds-Synthesis 
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TITLE: 
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PERIODICAL: Zhurnel obshchey 
pp 1611 - 4815 (USSR) 


The homologs of 8 


have hitherto been Little 
interest to the authors t 
the length and the charac 
positions oO 
of these compounds: 
chlorine hydrate of 3 
chlorine hydrate of 5S-amino- 
derivative 
peen compl 
which the problems 
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The Synthesis of Mercapto Amino Compounds( 
The Synthesis of 3-Mercapto-4- 
4-Mercapto 
tilbutana i 5-amino-1 


khimii, 1958, Vol 


-mercapto ethylamine 0 


described. Fo 
° investigate 


f the functional groups, 
They synthetiz 
ney epto-4-amino-2-methy? ular’: 
4-mercapto 
4 and 2). Alr 
r was published 

f interest to the authors ° 


EER DECE money soewecctess 


Hey gov /19-28-7- 18/64 


Sintez merkaptoamino- 
;no-2-Methy!- 
Pentane ( -nerkapto- 


_-merkaptopentana 


28, Nr 7» 


f the type R-CH(SH)-CH, 


y this reason it was of 
the influence exerted by 

of the alkyl chain as well as the 

and %o synthetize a number 

ea for the first time the 

the 

and its acetyl 
this work had 
Langendorf in 

f the present 
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eady after 
(Ref 3) bY 
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The Synthesis of Mercapto Amino Compounds. III. The S0V/79-28-7-18/64 
Synthesis of 3-Mercapto-4-Amino-2-Methylbutane and of 5-Amino-1-Mercarto 
Pentane 


paper were explained to some extent. In the present paper it 

was shown that in the hydrolysis, of N-benzoyl-5-amino-~1- 
mercapto pentane with hydrochloric acid a partial oxidation of 
this compound into the corresponding disulfide takes place beside 
the formation of the chlorine hydrate of 5-amino-1-mercapto 
pentane. As final product of the oxidation hydrolysis of the 
chlorine hydrate of N-benzoyl-5-amino-1-isothiuronium pentane 
the dichlorine hydrate of 5-amino-1-isothiuroniun pentane was 
obtained which did not further hydrolize when heated with alkali 
liquor. In the oxidation of N-benzoy1-5-amino-1-mercapto pentane 
with an iodine alcohol solution a bis(N-benzoyl-5-aminopentyl)-~ 
disulfide was obtained. A convenient synthesis of N-benzoyl~5- 
amino-1-chloro pentane (in a yield of 63%) was elaborated. There 
are 10 references, 1 of which is Soviet. 
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The Synthesis of Mercapto Amino Compounds. III. The SOV /79-28-7-18/64 
Synthesis of 3-Mercapto-4-Amino-2-Met hyl butane and of 5-Aamino-1-Mercasto 
Pentane 


ASSOCIATION: Vsesoyuznyy nauchno-issledovatel'skiy khiniko-farmatsevticheskiy 
institut imeni S.Ordzhonikidze (All-Union Institute of 
Scientific Chemical and Pharmaceutical Research imeni S. 
Ordzhonikidze) 


SUBMITTED: June 27, 1957 


1. Butanethiols--Synthesis 2, Pentanethiols—-Synthesis 
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_SHCHUKING, M Mas prof,; MASHKOVSKIY, M.D., prof.; PERSHIN, G.N., prof., 
= laureat Stalinskoy premii, otv.red.; SERGIYSYSKAYA, 5.1., 
prof., red.; MAGIDSON, 0.Yu., vrof., laureat Stalinskoy premii, 
red.; UTKIN, L.M., prof., red.; GROZDEVA, Ye.I., red.; 
LYUDKOVSKAYA, N.I,, tekhn.red,. 


{Chemistry and medicine] Khimiia i meditsina, Otv.red. G.N. 
Pershin, Moskva, Medgiz. No.9. [Aminazine] Aminazin. 1959. 
21 p. (MIRA 12:6) 


1. Moscow. Vsesoyuznyy nauchno—issledovatel 'skiy khimiko-farma- 
tsevticheskly institut. 2, Zaveduyushchaya laboratoriyey 
protivotuberkuleznykh soyedineniy Ysesoyuznogo nauchno-issledo~ 
vatel'skogo khimiko-farmatsevticheskogo instituta imeni S.Ordzho- 
nikidze (for Shchukina). 3. Zaveduyushchiy laboratoriyey otdela 
farmakologii Vsescyuznogo nauchno-issledovatel'skogo khimiko~ 
farmatsevticheskogo instituta imeni S.Ordzhonikidze (for Mash- 
kovskiy). 
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(RADIOACTIVE TRACERS ) 
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Synthesis of g°>-nethionine. Khim.i med, no.11:9-14 '59, 
(MIRA 13:6) 
(METHIONINE ) 
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POZHARSKAYA, A.M.; ZHUKOVA, T.F.; SHCHUKINA, M.N. 


Synthesis of D-cysteine-S?-, Khim.i med. no.11:1417 '59. 
(MIRA 13:6) 
(CYSTEINE) 
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MARKOVA, Yu.V.; ZHUKOVA, T.F.; SHCHUKINA, M. N. 


Synthesis of S=carbon disulfide. x, int med, no,11:26-29 
159, (MIRA 13:6) 
(CARBON DISULPHIDE) 
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MARKOVA, Yu.¥,; ZENKOVA, L.N.; SHCHUKINA, M.N, 


Synthesis of S5-thiamine. Khim.i med. no.11:29-34 '59, 
(MIRA 13:6) 
(THIAMINR) 
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Synthesis of s?5..aminazine. Khim, i med, no,11l:34-39 '59, 
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(MIRA 13 26) 
(ETHANETHIOL) 
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MABKOVA, Yu.V¥.; ZENKOVA, L.N.; Fc cavarainy MLN. 


New method fp: ry the synthesis of C l. capdaptiobenkole acid and 

obtaining ¢ W snestheaia, novocaine, and cocaine, Ehim.i med. 

no.11:53-59 '59. (MIRA 13:6) 
(BENZOIC ACID) (ANESTHETICS) 
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Synthesis of barbiturates labeled with c!” ana s°°, mhim.i med. 
no.11:60-68 '59, (MIRA 13:6) 
(BARBITURATES) 
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SYCHEVA, T.P.; LEBEDEVA, I.V¥.; SHCHUKINA, M.N. 


Ly 11:77-82 '59 
1 thesis of C**-dimedrol, Khim.i med, no,11:77 * 
ee (MIRA 13:6) 


(DIPHENHYDEAMINS ) 
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SAMOLOVOVA, V.G.; YERMOIAYSVA, V.G.; GORTINSKAYA, T.V¥.; YASHUNSKIY, V.G.; 
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SHCHUK 
Synthesis of asterol and other derivatives of aminotoxibenzthiazoles, 
Med, vrom, 13 no,5:23-26 My '59, (MIRA 12:7) 


1. Ysesoyuznyy nauchno-issledovatel'skiy khimiko-farmatsevt icheskiy 
institut imeniS, Ordzhonikidze, : 
(THIAZOIB) 
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PREDVODITELEVA, G.S.; SHCHUKINA, M.N. 


New variant of diacarbd synthesis. Medsprom. 13 n0.9:24-26 S 159, 
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Chao Brh-chane, achukina, if. Ue 307/79-29-3-56/6% 
Tats: Synthesis of the Dialkyi-amino~elkyl-derivatives of Indazci 


(Sintez dialkilaminoalkil'nykh proizvodnykh indazola) 


PERIODICAL: Zhurnal obshchey Khimii, 1959, Vol 29, Nr 3, pp 1012-1020 (USSR) 
ABSTRACT: the authors carried out the synthesis of the above mentioned 


compounds in order to investigate their chemical, pharma - 
cological, and antibacterial properties since the dialikyl- 
amino-alkyl grouping plays an important rele in the pharma~ 
ceutical products. Many synthetic spasmolitic anaesthetic anti- 
malaria remedy and others contain this groupin which is ¢ 
nected with a nitrogen- or oxygen atom. For this reason it 
interesting to synthesize compounds of such a type in the series 
of indazol (whicn is according to its structure assumed te be 
an isostere of indol and an isomer of tenzimidazole) which are 
as heterocycles ingredients of the biologicaliy important 
products. The N-diethyl-aminc-ethy. 6-nitroindazol was synthe- 
sized with a good yield ty the 3 ensation of the 6-nitro- 
indazol with diethyl-amino-etayi oride in the presence of 
sodium aleoholate. The N-dimethy minc-ethy 1-6-nitroindazei, 


” 


Card 1/3 N-dimethyl-amino-ethyl-3 chloroiniaz2i and N-dimethyi-anince 
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ethyl-indezol were obtained by the same method, Since the free 
base of dimethyl-aminc-ethyl chloride polymerizes easily in 


the case of 
quantity of 
the case of 
of 6-nitro- 
presence of 


electrons. This increases the activity of the hydrogen atom at 
the nitrogen (Scheme). In the case of the alkylation of indazol 
and its derivatives (Ref 1), as well as in the case of its 
condensation with diaikyl-amino-alkyl chlorides i- and 2- 


derivatives 


and dimethyl~-amino-ethyl derivatives of the 6é-nitroindazol, 
6-aminoindazol and 3~-chloro~6-nitroindazol, the 1- and 2-di- 
methyl-amino-ethyl indazcls, and the 1t- and 2-dimethyl-amino- 
ethyi-3-chloroindazols as well as the 2-diethyl-amino-ethyi- 
6-oxyindazol were obtained, The separation of the mixtures of 
7= and 2-isomers was obtained by fractionated crystalli- 
f ti 


ialkyl-amino-alkyl-derivatives of Indezei 
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SOV/79-29-3-56/61 


distillation its hydrochloride and the double 
alcoholate were intrcduced into the reaction, In 
the indazol the yield is smaller than in the sase 
and 3-chloroindazcl which may be explained by thea 
chlorine and the nitrogroup which draws off the 


are formed. Thus the +~ and 2~-diethyl-amino-ethyl- 


S. The structure was proved by comparison with 
nalysis. There are 4 figures and 10 references, 
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33) sov/79-29-6-59/61 

AGTHGRS: fashunskiy, ¥. G., Vasil'yeva, ¥. F., Tixhonova, L. I., 
Shehukina, M. WN. 

TITLE: Suostances With a Complex-forming Capacity. IV. Trans-1,2-di- 
aminocyclohexene- and 1-~Phenylethylenediamine-N,N,N',N'-tetra- 


acetic Acids 


PERTOLICAL: Zhurnal obshchey khimii, 1959, Vol 29, Nr 8, 
pp 2709 - 2712 (USSR) 


ASSTRACT: The authors previously reported on the synthesis and inves- 
tigation of the complex-forming capacities of some alicyclic 
1,2-diaminetetraacetic acids of a4 trans-configuration 
a 1,2). In order to complement this series the compound 

T) was synthesized, The initial product for the synthesis 

of this compound was the dimethyl ester of the cis-cyclo- 
hexene-(4)-dicarboxylic acid~1,2 obtained by the condensation 
of butadiene with the anhydride of maleic acid. When this 
cis-diester is heated with hydrazine hydrate without solvent 
the trans-dihydrazide forms (Ref 1). The latter was transformed 

Card 1/3 according to Curtius into the dichlorohydrate of the hitherto 
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oot | 
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Substances With a Compiex-forming Capacity, IV. S0V/79 -29-8-59/a1 
Trans -1,2-diaminocyclohexene- and 1-Phenylethylenediamine-N,N,N',N’-tetra- 
acetic Acids 


unknown trans -1,2-diaminocyclohexene-(4) which was treated 
with an excess of chloroacetic acid in an alkaline medium 
which led to the compound (I). In order to investigate the 
influence of the substitutes on the complex-forming capacity 

of the complexons of the ethylenediaminetetraacetic acid 

series the compound (II) obtained from 1,2-diaminoethylbenzene 
by two different methods was synthesized (Ref 3, and Redionov, 
Ref 4), The tetraacetic acid could only be synthesized by 
heating 1,2-diaminoethylbenzene with an excess of bromoacetic 
acid in the presence of caustic scda at 40°. Thus two conpounds 
hitherto not described were synthesized: trans-1,2-diamino- 
cyclohexene-(4)-, and 1-phenylethylenediaminetetraacetic acid, 
The complex-forming capacity of the synthesized compounds was 
determined chromatographically (Ref 5) by way of comparison 
with ethylenediaminetetraacetic acid. By this method it was 
shown that the new complexons have a complex-forming capacity 
of the same order as eathylenediaminetetraacetic acid. The 


Card 2/3 table shows the result of these chromatographic determinations. 
wa 
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Suostances With a Complex-foraing Capacity. IV. SOV/79-29 -3-59/8+ 
Trans -1,2-diaminocyclohexene- and 1-Phenylethylenediamine-N,N,N',N'-tetra- 
acetic Acids 


The results of the investigation of complexon (II) show that 
the presence of the phenyl radical beside one of the amino 
groups of ethylenediaminetetraacetic acid has but little 
effect upon the connlex-forming capacity. There are 1 table 
and 6 refererces, 5 of which are Soviet. 
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AUTHORS: Muraviyeva, K. M., chelanine: M. ON. S0V/20~1 26~6~36 /67 
TITLE: Synthesis and Regroupings in the Series of Thiazoline Imine 


(Sintez i peregruppirovki v ryadu tiazolinimina) 


PERIODICAL: Doklady Akademii nauk SSSR, 1959, Vol 126, Nr 6, pp 1274 - 1277 
(USSR) 


ABSTRACT: In the condensation of thiourea or of its substituents with a- 
halogen carbonyl compounds derivatives of the 2-amino-thiazole 
or thiazoline imine are formed. In the present paper the au- 
thors investigated the condensation of the a-halogen ketones 
with symmetric diaryl and aryl-acyl urea as well as the regroup- 
ings of the cyclic compounds obtained. It was found that the 
reaction course depends on the presence of the hydrogen ions 
in the reaction medium. If the forming halogen hydrogen is 
linked by triethylamine, 4-oxy-thiazolidine derivatives are 
formed. In aqueous or alcoholic HCl solution they cleave-off 
water. The intermediate compounds are unstable especially if 
they were produced from diaryl thiourea (Table 1, I a). In the 
condensation of the symmetric ditolyl and diphenetidyl-thiourea 
with acetone chloride the authors directly obtained 2-tolyl-= 

Card 1/4 ~imino-3~tolyl-4-methyl-thiazoline (II) and 2-p-ethoxy=phenyl= 
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Synthesis and Regroupings in the Series of Thiazoline $0V/20~126-6~-36/67 
Imine 


~imino-3~p~ethoxy-phenyl-4-methyl-thiazoline (III) whithout in- 
termediate compounds. Intermediate products in the condensation 
of the a-halogen ketones with N-aryl-Ni-acyl-thiourea show a 
stronger stability. They cleave-off water in the action of HCl 
in the cold, and pass over into the corresponding thiazoline 
compounds, which in most cases strongly differ by their melting 
temperature (IV+IX). The acyl-imino-thiazolines (IV,¥. VI) produced 
by the authors are saponified with HCl by a short heating into 
2-imino-3-phenyl~-4-methyl-thiazoline (Ref 5). By boiling this 
imine (or IV, V, VI) for several hours with HCl a regrouping 
and a formation of 2-phenyl-amino~4-methyl-thiazole (Ref 6) 
take place. The compound VII was saponified to a 2+imino~3,4-di~ 
phenyl--thiazoline (Ref 5). After a long boiling with HCl this 
imine showed a regrouping and yielded 2-phenyl-amino-4-phenyl- 
-thiazole (Refs 5.7). In the heating of W-bromo acetophenone 
and phenyl acetyl thiourea in an absolute alcoholic solutioa, 
2~acetyl~imino-3,4-diphenyl-thiazoline-4 was produced (VIII). 
This compound is saponified into 2-imino-3,4-diphenyl-thiazo- 
line-4. However, ¢I--bromo acetophenone as well as phenyl acetyl 
Card 2/4 thiourea form the oxy compound IVa. Thus in the reaction course 
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Synthesis and Regroupings in the Series of Thiazoline S0OV/20-126-6-36/67 
Imine 


benzoyl as if from the methylene group migrates to the nitrogen 
of the thiourea, while acetyl migrates from this nitrogen atom 
to the methylene group. The compounds IX, X and XI are saponi- 
fied to 2-imino-3-phenyl-4,5,6, 7-tetra-hydro-benzthiazoline 
(XII) in heating with 20% HCl. This substance is transformed 
into 2-phenyl-amino-4,5,6,7-tetra-hydro-benzthiazole (Ref 8) by 
boiling during several days with 20% HCl. The authors explain 
the above transformations by the following: The thiourea sub- 
stituents enter in their isoform the reaction with a-halogen 
ketones by forming S-B-keto-substituents of the isothioureas. 
They are still subject to further transformations. The carbonyl 
oxygen captures a proton from the aminophenyl residue which 
brings about a formation of anN-C-bond. 4-oxy-thiazolidine com- 
pounds are formed which readily cleave-off water. The regroup- 
ing of the 2-imino-3,4-substituents of thiazoline in boiling 
with HCl may be explained by the addition of a proton to the 
nitrogen of the ring, by the rupture of the 3,4-bond and by the 
resulting polarization of the molecule. The cycle is then closed 
at the nitrogen of the imino group and 2-phenyl-amino-4-substi- 
Card 3/4 tuted thiazoles are formed. The reactions investigated show that 
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Synthesis and Regroupings in the Series of Thiazoline SOV/20-126-6-36/67 
Imine 


the condensation of the a-halogen ketones with N-phenyl-N!- 
~acyl-thiourea passes over the stage of the 4-oxy-thiazolidine 
derivatives. These compounds are, similar to the 2-imino-thia- 
zolines~4, very unstable and have the tendency towards regroup- 
ings which bring about the rupture of the heterocycle. There 
are 1 table and 8 references, 2 of which are Soviet. 


ASSOCIATION: Vsesoyuznyy nauchno=issledovatel'skiy khimiko-farmatsevticheakly 
institut im. S. Ordzhonikidze (All-Union Scientific Chemo- 
-pharmaceutical Research Institute imeni S$, Ordzhonikidze) 


PRESENT ED: February 24, 1959, by I. L. Knunyants, Academician 
SUBMITTED: February 19, 1959 
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«UBTSOV, M.V., prof., otv. red.; PEXSHIN, G.N., prof., zam, otv. red; 
HAGIDSON, ©.Yu., prof., red.; MASHKOVSKIY, M.D., prof., reds; 
UTKIN, L.M., prof., red.; RUZHENTSEVA, A.K., prof., rede} 
? SHCHUKINA, M.N., prof., red.; BAYCHIKOV, A.G., kand. tekhn. nauk, 
‘red.; MIKHALEV, V.A., kand, khim. nauk, redo; RYAZANTSEV, M.D., 
kand, tekhn. nauk, red.; SUVOROV, N.N., kand. khim, nauk, red.3 
FLYASHKEVICH, A.M., st. nauchnyy sotr., red, 


{ Basic trends in the work of the S.Ordzhonikidze All-Union Chemico— 
pharmaceutical Scientific Research Institute; survey of its activity 
from 1920 to 1957] Osnovnye napravleniia rabot VNIKh¥I; obzor de~ 
jiatel’nosti za 1920-1957 gg. Moskva, 1959. 649 Pe (MIRA 15:5) 


1. Moscow. Vsesoyuznyy nauchno-issledovatel'skiy khimiko~ 
farmatsevticheskiy institut. 
(CHEMISTRY, MEDICAL AND PHA: ACEUTICAL) 
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SYCHaVA, T.P.; LEBEDEVA, I.V.;  SHCHUKINA, M.N. 


Reaction of (-methylthiazole with sulfur and amines, Zhur, 
VKHO 5 no. 2:234-235 '60, (MIRA 14:2) 


1. Nauchno-issledovatel'skiy khimiko-farmatsevticheskiy 
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: (MIRA 13: 

1, Vsesoyuznyy nauchno-issledovatel 'skiy ee ae err 


institut imenl S, Ordzhonikidze, 
(PHTHALAZ INR) 


APPROVED FOR RELEASE: 08/23/2000 CIA-RDP86-00513R001548920018-3" 


"APPROVED FOR RELEASE: 08/23/2000 CIA-RDP86-00513R001548920018-3 


oS Bis Se ieee Sse a oaceeea arrears 


GALSTUKHOVA, N.B.; SHCHUKINA, N.N, 
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GORTINSKAYA, T.V,; SHEINA, H.P.; SHCHUKINA, M.N. 


Determination of the dissolution properties and the mechanical hardness 
of tablets. Materials for the 9th edition of the State Pharmacopoeia 
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(TABLETS (MEDICINE) ) 
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Some derivatives of 3-methoxy-6—-(sulfanilamido)-pyridazine, Med, 
prom. 14 no.9:23-25 S '60, (MIRA 33:9) 


1. Vsesoyuanyy nauchno~issledovatel 'skiy khimiko-farmatsevticheskiy 


institut imeni S, Ordzhonikidze. 
(PYRTDAZINE) 
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THORS: Markova, Yu. Yo, Kustmina, K. Ki, Shchukina, M, N, 
TTT $3 8 a a aed a out 4 s 
TITLE: Svobhest oO: Mercuptoamino Compounds. IV. Synthesis 
on [3 -tere uy toethy Lamine and 1~Amino-2-mercaptobutune 
prt Tien 7. yey, | j JO 
PERTODICAL: Zlurvnal Oobshehey khimtii, 19600, Vol 30, Ne 4, 
pn LO79-104% (USSR) 
ROTI A reer Myteo ney awa cr } S 
ABSTRACT: this paper describes synthesis of (3 -mevcaptoethylamine 


and L-amino- a-meve captobutane according to the scheme 
used prevlously for synthesis of 3-mercapto-4-amino-2- 
-methylbutane (v u. V. Markova, L. N. Zenkova, M. N. 
Shehuxina, ZhOKh, 28, 1811 (1958)): 
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Meveanutoamino Compounds. IV 72507 


/B -Merceptoethylamine hydrochloride (1) was obtained 


(+35, based on the initial ethylamine) as follows: a 
ae of J-mereaptothiazoline and HCl (20% solution) 
a bOtLed tor SO hours on an oil bath; the mixture 
Wis evaporuted under yacuum and dissolved in absolute 
ulcohol; the alcoholie soluticn, to which charcoal had 
been added, was warmed and filtered; absolute ether 
was added to the filtrate and left to stand for 24 hr. 


The precipitate was removed by filtration. 1 has mp 67-69°: 
‘2-mereanto-l-aminobutane hydrochloride (II) was obtained 
(50%) ty the same method as I; it has mp 134-138°. 

There ure 10 references, 1 U.S., 5 German, 2 Swiss, 2 
Sovie: The U.S. reference is: R. H. Haal, F. Wright, 

J. Am. Chem. Soe., 75. 2219 (1951). 

S. Ordshonexidze All-Union Chemical-Pharmaceutical 
Seientifie Research Institute (Vsesoyuznyy nauchno-issledo- 
vyabel'skly khimiko-farmatsevticneskiy institut imenli 

S. Ove izhonikidze) 
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SAMOLOVOVA, V.G.; GORTINSKAYA, T.¥.; SHCHUKINA, M.N. 


Phenoxazine, Part 1: Synthesis of sone l0-substituted derivatives 
of phenoxazine. Zhur.ob.khim. 30 no.5:1516=1517 My '60. 
(MIRA 13:5) 


1. Veesoyugnyy nauchno-issledovatel 'skiy khimiko-farnatsevticheskiy 
institut iment S.,Ordzhonikidze. 
(rhenoxag ine) 
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GORSH INSKAYA,T.V.+: SHCHUKINA, M.N. 


Some derivatives of pyridazine. Zhur.ob.khim. 30 no.5: 
1518-1520 My ‘60. (MIRA 13:5) 


1. Vsssoyuznyy nauchno-issledovatel'skiy khimiko~-farnatsevticheskiy 
institut imeni S.Ordzhonikidze. 
(Pyridazine) 
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PREDVODITELEVA, G.S.; SHCHUKINA, M.N. 


Studies in the phenoxazine series. Part 2: Synthesis of 
some derivatives of substituted l-phenoxazinecarboxylic acid. 


Zhur.obd.khim. 30 n0.6:1893-1897 Je ‘60. 
(MIRA 13:6) 


1. Vsesoyuznyy nauchno-issledovatel'skiy khimiko-farmatsevti- 
cheskiy institut imeni S. Ordzhonikidsze. 
(Phenoxazine) (Phenoxazinecarboxylic acid) 
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MURAV'YEVA, K.M.; SHCHUKINA, 4M. N. 


Synthesis and rearrangements in the thiazoline imine series. 
Part 1: Condensation of chloroacetone and -chlorocyclo- 
hexanone with sym. diaryl- and arylacylthioureas. JZhur.obd. 
khim. 30 no.7:2327-2334 Jl '60. (MIRA 13:7) 


1. Vsesoyuznyy nauchno~issledovatel'skiy khimiko-farmatsevti- 
cheskiy institut imeni S,Ordzhonikidge. 
(Acetone) (Cyclohexanone) (Urea) 
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MURAV'YEVA, K.M.; SHCHUKINA, M.N. 
Synthesis and rearrangements in the thiazoline imine series. 
Part 2: Condensation of w-bromoacatophenone with N-phenyl-¥'- 


acylthioureas. Zhur.ob.khim. 30 no.7:2334-2340 Jl '60. 
(MIRA 13:7) 


1. Veesoyuznyy nauchno-issledovatel ‘skiy khiniko-~farmatsavti- 


cheskiy institut imeni S.Ordzhonikidze. 
(Urea) (Acetophenone) 


TEEWISSAT Oy essa 
DEE Se i eee aes Pears ay SS XSL ACD eons Ate beet A ASe eh 2s 5 


APPROVED FOR RELEASE: 08/23/2000 CIA-RDP86-00513R001548920018-3" 


"APPROVED FOR RELEASE: 08/23/2000 ee RORSR DORE SOOT a eae ure: 3 


cath w RAD eed, ie a Es See ee Sen F2NE 


MURAV'YEVA, K.M.; SHCHUKINA, M.N. 


Synthesis and rearrangements in the thiazoline imine series. 
Part 3: Rearrangement of 2-imino—3-phenyl—4-thiazolines into 
2-phenylaminothiazoles. JZhur.ob.khim. 30 no.7:2340-2343 
Ji '60. (MIRA 13:7) 


1. Vsesoyusnyy nauchno-issledovatel'skiy khimiko~farmatsevtiche- 
skdy institut imeni S,Ordzhonikidze. 
(Thiagoline) (Thiasole) 
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MURAV 'YEVA, K.M.;, SHCHUKINA, M.N. 
Synthesis and rearrangements in the thiazoline imine series. 
Part 4: Effect of acetylating agents on 2-acylimino-}~ 
hydroxythiazolidines. Zhur.ob.khim. 30 no.7:2344—-2348 
Jl '60. (MIRA. 13:7) 


1. Vsesoyugnyy nauchno~issledovatel'skiy khimiko-farmatseyti- 
cheskiy institut imeni S,Ordzhonikidze. 
(Thiazolidine) 


APPROVED FOR RELEASE: 08/23/2000 CIA-RDP86-00513R001548920018-3" 


_DEPROWED FOR RELEASE: 08/23/2000 CIA-RDP86- SORES OO fa seaeue re. 3 


SPSwiererieee SuaceeLrveane SMM ERASE AEA SCL EEN EWN pia toad ay gs DE OMEN 


BANASHEK, A.3. SHCHUKINA, MAN, 


And /-pyridylthiezolines. Zhur.obekhim, 30 no.10:3328-3332 
9) “vel. (ams 14:4) 
1. Vsesoyuznyy nauchno-issledovatel'skiy khimiko-farmatsevticheskiy 
institut imeni S,Ordzhonikidze. 

(Thiazoline) 
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8/07 3/60/030/012/008/927 
2031/3064 


AUTHORS: Yashunskiy, V. G., Smolin. D. D., Yermolayeva, ¥. G., 


and Shchukina, M. N, 
ppeieditotie nia) LE erie 


TITLE: Substances Capable of Complex Formation. V. 2,2'-Diamino-~ 
diethyl Ether-N,N,N',N'-tetraacetic Acid 


PERIODICAL: Zhurnal obshchey khimii, 1960, Vol. 30, No. 12, 
Pp. 3916-3918 


TEXT: The authorscontinue their studies (Ref. 2) of the synthesis of com- 
plexons by synthesizing 2,2'-diamino-diethyl ether-tetraacetic acid; this 
Synthesis has hitherto not been described. It may, however, be assumed 

that this complex was obtained on the basis of data of an English patent 
(Ref. 3) from 2,2'-diamino-diethyl ether by carboxymethylation. Several ex- 
periments had failed before the complex was obtained by reacting 2,2'-di- 
amino-diethyl ether, The diamino ether was obtained from 2,2'-dichloro di- 
ethyl ether with the diphthalimide derivative by the reaction of Gabriel 
(Ref. 4), however, the 2,2'-di(phthalimido)-diethyl ether was split off by 
boiling with an alcohol solution of hydrazine hydrate and subsequent treat~ 
ment a hydrochloric acid which Simplified the reaction and led to an 
Card 1/2 
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Substances Capable of Complex Formation. 3/079/60/030/012/008/027 
V. 2,2'-Diamino-diethyl Ether-N,N,N',N'- B001/2064 
tetraacetic Acid 


abruptly increasing yield. The diamine was separated as dichloro hydrate 
and reacted with monochloro acetic acid. The reaction was normal and took 
place in alkaline medium (Ref. 2). Since it was not possible to precipitate 
tetra acid by acidifying the reaction mass, which is the case with some 
other complexons, two methods of precipitation were applied. The cationite 
KU-2 was used for the first one applied in the study of Ref. 5. By the 
latter metnod the reaction mixture was acidified until the acid reaction 
toward Congo red es indicator had been reached and, after the separation of 
sodium chloride fromthe solution, the monosodium salt of the complexon pre- 
cipitated with methanol and purified by repeated precipitation with 
methanol from water. There are 6 references: 2 Soviet, 1 US, 1 Swiss, 

1 German, and 1 British. 


ASSOCIATION: Vsesoyuznyy nauchno-issledovateliskiy khimiko-farmatsevti- 
cheskiy institut imeni S. Ordzhonikidze (All-Union Chemical 
and Pharmaceutical Scientific Research Institute imeni S. 
Ordzhonikidze) 


SUBMITTED: January 17, 1960 
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SYCHEVA, TeP.3 SHCHUKINA, MeN. 


Reaction of 2—methyloxazole with sulfur and amines. Zhur.VKHO 
6 no.l:117-118 '61, (MERA 14:3) 


1. Vsesoyuznyy nauchno~issledovatel !skiy khimiko-farmataevticheskiy 
institut in. S.Ordzhonikidze. 
(Oxazole) (Amines) (Sulfur) 
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SHCHUKINA, M.N. 


Modern antituberculosis drugs. Med. prom, 15 no. 4:13-25 Ap ‘61. 
(MIRA 14:4) 


1. Vsesoyuznyy nauchno—issledovatel'skiy khimiko-farmatsevticheskiy 
institut imeni S. Ordzhonikidze. 
(TUBERCULOSIS—-PREVENTION) (DRUGS) 
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YASHUNSKIY, V.G.; SHUHUKINA, KM. i. ; YoHMOLAYLVa, V.G. ; SAMOYLOVA, 0.1. 
Sie 
Synthesis of imizine hydrochloride, N-(3~-dimethylaminopro yl)~ 
iminodibenzyl. Med. prom. 15 no.12:10-13 D '62. (Mina 15:2) 


1. Vsesoyuznyy nauchno-issledovatel'skiy khimiko-f armatsevticheskiy 


institut imeni S. Ordzhonikidze. 
(TAM1PRAMINE) 
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SYCiWVA, T.P.; NEKHLIN, Ya.c,; SUGIUKLNA, MAN, 


Synthesis of phenizine. Med. prom. 15 no.12:14-17 D '61. 
(MIRA 15:2) 
1. Vsesoyuanyy nauchno-issledovatel'skiy khimiko-farmatsevticheskiy 


institut imeni S. Ordzhonikidze. 
(HYDRAZINE ) 


APPROVED FOR RELEASE: 08/23/2000 CIA-RDP86-00513R001548920018-3" 


